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B1E HEia

11 BHEOER

ITHE, /N it > A 7 & CT& % Micro Electro Mechanical Systems (MEMS)
DOWFFERAFE D RPN D 5TV H[1-3], LD ORGIEE DAL & EEi Tz
PEREDFEBLO T2 12, MEMS MBHZIZEN 72 BEEE - PERENZESR S D, Bl 21,
MEMS Tid, HERER AL DRUIMEITHE . FEIERDE O BRI T (L3 & UM BRI SR
D &) MR E R TN O ORI ENE DR B2 RE <% D, £/ BN
Bt~A 7 mr—= A —=F =DM ER5 T2 DI, TERDEEMBEHT A~
RVGREE & BmWEIEZ O Z L b BRSNS, SHIT, MEMS T, —fki7
B D X 5122 < OF i THAR S D X 5 RBMEMEO/FRAN#EETH L Z &
D MEHEIRIZZ S OBEE b5 2 b EEL 525, 2D K D7 MEMS
PHEEM BN T Dk & 2R BOR 2 72 ML L CTF / fi b & B A B O IS 23
HEHINTWD,

BRMEIOT /R b7 r R E LT, S THRALRFIEPHAB SN TE L,
Bz X, KAZEEE, BN LESIOENETH L, Zhb0H b EHTEI,
1-1 127" 7 MEMS O F#i 787 1+ 2 TH 5 Lithographie Galvanoformung
Abformung (LIGA)E[4-5]IZ8V T, MEMS #&EDEICHWOND Z &b,
K2 MEMS O#lE EOBEBERME 7T AL S 25, BIEEHWZT /G
ERMEIORERFR T r 2 & LT KM 1-2 ITHRAMNTRT L9 L2
STEBIOAEDSEERH D, 205 LV A - ZIKITEREREZ —E
FFEIEIIN L . D& O —ERFMIIIRIET 2 Z & 2 < D IRT IV R TEi &2 H]
MF25HET, BEELZRS TEDLZIENLEEOD>ETHLAETHLH[6], =56

(2. BED o BT BHRE RO OZARKD . WHEITHE DIFEIC & - TiEitE
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EhpZllick v/ fibsng, Licido T, —RIRERD - 3@ H
T/ A BB BIOERINARETH D &) REZRFIERH D,

BT fEEmEk (Fe) B R OENTT /fid= v 7L (Ni) 1Z, ZNENHILET
BN T-RIE R L ORISR 261 523, X 1-3 D Fe-Ni & oiRER[TITR &
norkoiz, cnsrEA4ebd 5L, 36mass% Ni Hr TlidaA v 3—/aL LT
MHND & D ITROERIEREAEZ <, X 1-4 13 Fe-Ni &@OMIZRMAEE L Ni
EHEOBRBIEZ R L TWD2, Ni EHEN 36 mass %iurfh CHRIEIRIRE DK
ERIETFTRHRLND, A v 3—B80F, 2 OEMIEZREE D O IR, FEFtE
K OFEREER 2 & BRI IA< IS SN TV A]9], & 512 78.5 mass% Ni
DAL & B Fe-Ni 433 —~nu A L LTHbLN., BN EWRE R
T b, Ry —N RREMFOBL, a7 R EIOSH STV,

ZDE DL L OBEE AT D Fe-Ni & O EHTIC X 2L A, < 61
(X, R HHEREE b o7 Fe-Ni &2 HE SE 5 L7 vt 20K, mik
RE - ZHRE MEMS MBS L CORERDISHEHOILRIZE s TEETH L,
ZHETICEMBRICBWTEREEAZZISEL 2 LICLY 2 FHEOEE)
BIRDEEOS>EE/ONDL Z EBRESNTVAD[I0], LArL, ZhbDHE4
DF Ak A AT 2 ZRBEEOEN 7 e RTEE S DOMDIRY B 5
STV, 5t T/ S EEREOERL Y o & 2 L BN % fH BB
HATT T2 RATH 2T RS . MEMS HIAELE - BEREM EL L L COARMBIOFERIC &
STHETHD,



(1) UV irradiation (2) Development

Y

Fig. 1-1 Schematic illustration of micro electro mechanical systems (MEMS) processing

by lithographie galvanoformung abformung (LIGA) method.
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Substrate Substrate
Pulse electrodeposition Alloying electrodeposition
* by electrically accelerated * by increasing nucleation site by
nucleation solute atoms

Fig. 1-2 Schematic illustration of the electrodeposition processes for producing
nanocrystalline metallic materials: (a) pulse electrodeposition and (b) alloying

electrodeposition.
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Fig. 1-3 Phase diagram of Fe-Ni system [7].
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Fig. 1-4 Ni contents dependence of linear expansion coefficient in Fe-Ni alloy [8].
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1.2 F 7 fedb & B EHIBI T 2 10ER DBFSE
121 &RMEIOT /R T e X

e pmALEEDS 100 nm LU TR OFEARLZ K » TR S VDB A2 T/ fEdait gk &
W, BREMEIOT 2 ER LT a e AT, U AEEE (Gas deposition) [11].
7&7%&1E  (Deposition) [12]. 50175 (Severe plastic deformation, SPD) [13]. &
#rit (Electrodeposition) [14-17]7¢ EDHENRH 5,

A AGEEIENLE, He AR TRIEZRTE - BHE ST/ @Rkl 1 2 ik
BERTHA LT ERICHFE S, 220 0BT /&R T2k &1
K0T MBI G HETH D, ZOFETIIRT / A— ML ETOML
DiffhifE e bo o7 /e Rz ER T 5 Z LN RETH D, T AREILET
(X7 @JERLA DERALO T A A DBIATR 2 SN XD RH ORI A, BE
TEARBICEDRA RN T 4 DIFEL, BRIFREE 2G5 Z L AKRETH
D

BT B — AEAEE2] TR mEZESFHX T THEZ 201 XICAN, EFE—
LT 22 L1285 T, 220X A2 TV OB INEGRIE SH | KB O
FEBICEW T BRI A BB HERE L CF / f i@ B SR 2 BT 5 2 LT
%, B E—LZAFETIR, IR TEREAT AR O & MRS OGS L TRREY)
ZICRT 2 T2 OZFEFM B OWEFED T L2 & R L2 b i) & L
TH /KR ERPIZEAT 2MER S 5,

SN T#5[13]1%. Equal-Channel Angular Pressing, ECAP £, #V i L B84
J£3E  (Accumulative Roll-Bonding, ARB) i£3¥5 J2 O High Pressure Torsion, HPT 4™
EIOMBBOTHMIIEBLIOA =DV T DL ) I RIGENTER Y
(2 KV RIS SLRL N B T A SRRk 2 b o To SV I MBE R TERCT S J7TE T
0%, AN TIEE, IEHIRBOMBREE N LE L 2508, F o 50K E



SICHIRRH D LD EH EOMERSH 5,

ZIHETIC, BHFEICL D, Ni[18-19]. Ni-Fe &4:[20-21], Ni-W &4:[22]. Ni-
Cu &4[23]35 L O Ni-P 542[24-25]72 £ % < OFEEO®E - A0/ sk~
0B ADNIREN, T OERERH LN ENTE 72, BHETHE, EEAHET
IR Z ) 7 iR aa o s 2 &, ROFEICIZ E A EHIR2 720
ZEREDREND D, ERO T AREEE & B0 WK & [ 6 D MR
DT, KT 4 OY7pnT /) fEEERN TE 5, BHETIR, BHitd > LR
KONV RD S EERD Y | BHERIR O AR E~DOER A[ETH 5, EIE D
o XEIT, BIBICT /—REDY—RERL, ~EOEREZAMTSZ LIk
D, Y= FRECT/fmER - Gl TiETHL, 7V AD - ZEITEN
WIZT )= REDY—=RERL, 7OV AEBOBREZAINT 52 212k, B
— N EICT /#dbeE - 8820 TETH L,

1.2.2 F 7 ¥R BB OBBREE L BE

T/ RSB O R BIT I WV Tl b BLR Z FF 72 T D D D EITE—E Th 2 o
1986 412 Gleiter & DAFFFE 7 V— 712 Ko TH / fE s £ O I 9 0O 15 [26] 23 B
STUTLR, 2 30 FEHICH T - T OHIJEE DIRVNBRZ 5| W T &z, —
R 72/ G S A B A B OB O RFBIE, B OEE S B O EREREE R KON
51 9RIREE & HLERHRIE COBBME R ETR CTh 5, Zhid IR Z MR T 2 % D
FERL DRI Z /NS THZ LT Lo T, BRENH T Z &1k, Hall-Petch DEIf%
[27-28] & LTl < BRI S TI Y . RN BB O —2 DR X
RS I o TE T, @BMEL DT/ FESLIZ L D S DZAKIZ OV T, X 1-
S[2911 R d & 9 I, SRR SRR 2349 30nm £ Tl Hall-Petch o BEARIZHE - Tl

A BL ORI - THE S DN %, TEIRESRIEE DN 30nm LATIC722 % & |



Hall-Petch @ FeBBELR 2N S 139741, 8 134 8nm TE— 727 (K HV700) 2/~ L, &
VLA T 72 % L 13 Hall-Petch D BIFR & 130 O SRR AR E 2”9 2 & 3
DD, ZHUIMEO LR T =0 ZH 0 5 W < D OfE Lok 23
BN T RDOKFRT RO ICEET L7720 LB 2 BTV 5[30-32],
INETICHRES LTV DT/ MR OB IRFFEICEI L TIE, Qin 507
ften Fe-Ni A2 HWW= b D23 % H[33], 7/ #idh Fe-Ni 54 Tld, @7 Offdn
RIPEARR 2 & DL ft i Fe-Ni 5@ D iR 5EIR S K 440MPa (ZH~K) 3 f5 05|
SRR S K 1.48GPa £ THIMNT 5 Z L VR ENTZ(K 1-6), LAALARAR S, WH O
LiEen BB (B2 1E, Cu. Ag. Pd. Al7Z2E) 1% 40~60% DN E R~
DIZXKF L, FERERLORE INTF ) A— M A—F—IZE TR T 5 & IEENK
T4 % [34-35], Qin 50T /il Fe-Ni 42\ Th PR ONTK 2% & iE
PEIZZ LW Z ERMEESNTWD, 20X 91T, F/fESmEHE, I/ fEbic
X DEIRELICR LTI THAITH DL Z LRI TNDHA, —FTEHEL
VIEPEDIR T RAEL 5 2 & NIRETH 5[36-37], Koch 5[35]1%. 7/ flskbs
OIRIEMEE, MO T 7k, BIEER OARLEN, & ZUIERC® AW O A%
MR EOFRNICE > THIERIENDZ L E2RB LTS, £i2, T/ bt
BEDOETE A T3 = X L OB ZIN S DL E L 5.2 5 2 LRI TN
%, Kobayashi & Kashikura[38]i%, #IHifEARIESE 37nm D F / #hsbdlik 2 A3 2
Ni-4.4 mass %P (Ni-NisP) &-&13%E LW etk Z2 925 BVLE iz X v ) 600nm %
TRIRESE LMEITERT T2 bR KEL M ETDZ 2R LT,
ZORE R, T/ whdbAERR T K D BT O 0N AREPED IR & 72 > Ty
HZ L EREL TS, Gutkin H[39)1%. 7/ fEdh4 B O O IL, kiR D
TRY LEFROBEASDHRICEI DO THDZ EE2ME LTV D, T/ fEdab e
BIGHIIN TR AN EE 2 5 72 < 22 2RV T, B IE, Sl IEIC B W TA S



NDRFR ZH R TOIRNEP[40-41]FB L OEIR 2 V — 7B (KL Es s V —
7) T DRLFEE[42) 7 ST Ko TEIE - N4 U, T/ FES RO S
IKTFREIE . SNAWREM R H 5, ZD X 912, T/ M EHT IV TR, Sk
DEIEMAL N BERBRED 1 S Ll > TV D,

E 51T, MR LBIRIf E AR SO TS OWT H, T/ ki K vy
FRE AN ETEX5 2 EMALMNIEINTWAH[43-44], K 1-7Io-End ki,
RIS SR DS 20nm D)/ fEE = Ui @ ORI & b o2k =
DIV D 2~3 L DR FIRIE Z R E AR ENTWA[43], — 7. R =4
OBERRITHF LT, T/ fdb i L0 | S REREESIEINT 5 K 5 Vg
LEE SN TVD[R9], & HiC, BB L OV L 0 i U7 iBr i ol i
ICBWTBIEINDGT 4 I NVORE I, B~vA 78 A — L Th D RBRA]
DF 7 AEERFRRIC AR KRE L2 D 2 EDRN L ONOIHERIZIE N THE ST
W5 [45-47], 1M 1-8 1F, AAFFEE TR LT/ fidh Ni-P &4 Ok > SEM
B THD45], LNLRBE, ZORI RGN ET 1 TN EDH A XD IR
~ v FOJRRNZ DN TIEHFERITIEH I S TIEIW R, 51, T/ K dbE
DTG FZ OBEERERE O MR I3 TR B K OV IEME )/ b B O BRF 1ot L
THEHETH D,

DX D 7T MM B OBAMEEICBI LTIk, ZAUE T Ni X Cu £
BAIZONWTIE, B S, SIRMM, EFICET 22 oRERH D, L)
5. Fe-Ni 5480 X5 RERAESIT, BNIMINHEEEZA T2 00, 24
AE MEMS #4 8L L COIGHAHIFFCE 28, ZHETH / fldnlb 7 2 & X2
THHATHFELN TN D EIEE 2R WEIRICH 5,
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Grain size, d/ nm
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Fig. 1-5 Grain size dependence of Vickers hardness in electrodeposited and subsequent

annealed Ni and Ni-P alloys with nanocrystalline and submicron-grained structure [29].
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Fig. 1-6 Stress-strain curves of the nanocrystalline Fe-Ni alloys [34].
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Fig.1-7 S-N curves in nickel specimens with different grain size [43].

Fig.1-8 SEM images of the fractured surface of electrodeposited nanocrystalline Ni-P

alloy specimens [45].
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1. 3 &R DL BIKICEE T 5 SEATHFSE
131 €BRMEIOZRBIER T o X

BT BB O E RIS LT, X 1-9 (2R X 9 ISk & 7 B gk i e~
2 2 H3BR%E ST & 7-[48-58], AT O EE 2 EmAT 7 e X & LT, A
rhi R DO AEL (Gradient nano-grain, GNG) [51]. 7/ Bt % H 7 D hkambifR D4
B (Gradient nano-twin, GNT) [52] D & 9 72 7 7'm —F NHE SN TN D, I HIZ,
(b2 DIEEME[53-55]. % &1k [48-50,56-58]72 E DT Zu—FnbH b, Zib
D4 JEMBHZ B O 2 EAME &5 Z & 12 X 0 [48-53], fHHEKA AR 2 il 48 L
7o BB CIE, migREE &ML BV AENE, 3 L OVERGSI R HEE 72 E A R A
BOELRFINTE D, ITF, REOSRESCAER EOERALZAIZHE S E 5
ZEITkY HleEERBLISE S Z L2 HEE L2 EEICEET 5N EH
SINTWD, 2FFHL FORFBOERESCA®MREL, AICEITERIHBERES
TRHEICERB IS~ A 70BN ) A — VE&RLERTIL, ZOM I
B S D 35D 1ICETEL, HAEATHLONIZEBHMEIOM S D 2~3 5%
THEINT 2 Z ERFEEINTWD[E9], 62, ZEbLi-&BiElL, BE

(7 d K OGAEAR O U A X2 HEIN T &9 5) DRI OFAEE & i,
FARRE (FEEH - MRAZ SR L3 2) 2 HATEX 5700, @mEE, &RE
BROEWEIEDRS B D 2 & 23R Z41[58,60]. MEMS HtEiE - #&REp B &
L CHIER 22 ATREME D R ST B,

ZOXDRZBECEAT HMEIL, BHEFREESCA NNy 2 o 7iER IR
KINLHEAEZTLIATORTE L, L L, BINEIC L > THELNLIBED
ZREML, mRIEICHART, EEa X PRz bF—a X PR, 612, &
A ERCIIRIT KT D IR & 7o e EZHEREZ EIEOER T m 2 X L LTiE%
KOAV v hEALTWS, BHFEICE > TEORET / iEREEIEICB VT,
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PEARHOPEEL, WSRO, SO, TMEEREME ISR A e B 5 2 &
NG SN TV BH[14-17,60-61], ZNHDZ &b, EMERE - ZHEEE MEMS #1E
& LTCEZEMEIOISHBREIRTE 5,

BATEIC L D @B B O LI 2 2 EIEOERIIRE <00 T, £ 11
~9 & 912 Dual cell #%[63]. Flow solution %[64]. Single cell $:[63]® 3 Fi¥EIZ 5y
B 5, 2 Single cell T, v— 7 U A EEREREZHAWD Z &Ik
D HUNERRZ M8 ICHET 2 2 L1k > T, MEMS HEVERE - ZHREZ fE i
EMEIZERT 5N TE2bDEBIHND,

il

GNT Gradient Multilayer

Strength

GNG

Coarse grain

Elongation

Fig.1-9 Tunable structural gradient for extra strengthening and ductility in metals.
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Table 1-1 Multilayer process using electrodeposition

BRI L D
e 2=l w30
FE¥A

%L ITIE D RFR

Dual cell 7%
[63]

ToDbofEHABELTRBE MAICE LS
EESCAED S ZTREANTEL,, EmFITE
NENICHE LT-GRE Yy b3 5, ZLTIZiLH
DD o> XWRIZEME R &R AR AIREEX S
HZ ko TEBEEEERIED, 2@ Dual
cell 5T, o Xz X523, 4. 5%
<THEENTE T ZREELE L TRETH 5,

Flow solution

1[64]

Do XZEDELDIT—DTh HNHEMEEIZAL
HIZHIDD » X 2T HIETHDH, ZOHIET
ITWHWHLEMEE 2 D> oI CHTHE
X720, F7RE L RIS SFEEOR O b Al
HETh D,

Single cell 14
[63]

WoZe LTI —2 Ly, Lol 27EEH
DJE D@L RE/R ITIE T, BMERTGIETH
60
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132 &RZBIEOHBHIME L ERHE

1921 4E(Z Blum S[65]A351 % DB DH Cu & Ni 2R HIZH-&T5HZ &
(XY, —JEDIE SN 0.25 mm BREDLJEHEIE ORI T LTk, # 1-2 12
RF XK HIZ, Ni/Cu[48-50]. Cu/Co[64]. Ni-Px/Ni-Py[64]72 & D% MO IS
PITONTE T, FRIT, £ 1-3[66[IC T @D A A AUHEM D ZED K E WEIE
DEHAEDLETIE, Wb THZEENRETH L Z EnHEINLTND
[50], S BT, SEIFERMMELROELMAEELZLNTE, MVEE LN
VWVE A A5 o T2 NiP/ISn B42[67]. 72 2 fh st bR O J& Z /75 o 72 Ni-Co
A4 [68-69]. Bi7p DALFH G A B A HLA G 72 Ni-Px/Ni-Py &4:[67,70], A
V' A r— v (¥ nm-100nm) #%i& (Mesoscale structure) [71]72 & D X 9 72 %&b
WHEETH D Z M STV 5, 1970 4E12iE. Koehler H[72]ick~ T, %
JEHEIED —JE T2 DIES 2, BALNEASHRWEIICE THEHS 252 L1
0. BMEOEKW 2 FEOGEMEIOREIZ L > ThbEWREZ b > 72 % JEtk
EMEIDGEON D AREEN S S Z L RSN,

~Azunbh T, 7 aRA— A =X —DRBOES &b o% B4 B E
(2% LT, I S ITIRTE L2 b S ET ST s, ThETIZ, F—L
Ny FETI[56]. A1 T (Orowan) <E7 /L[73]. Coherency stress &7 /L[74]
REODIFIERBEET ANREINTND,

%@ IR O VERIE AR DA & IV, 1990 4512 Tench 5[48]i%. Cu & Ni
DHEIe D 2 FHEOBITRN O —EHT-VIEINT / XA —/L®D CulNi % &K
AER L7z, 240D @ CulNi @il D5 iRZEEIZ OV TiE, BgOENT Ni D
FI8EIR S 23 0.4GPa LL N Th 5 DIk LT, @M Tl Cu Jg O JE S A% 400 nm T
(3506 GPa L7210 | S HIZCuEN 10 nm DE X725 & 1.3 GPa £ TREL
mHZEEH LN LT,
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Misra 5[58-60]1%, ZEEBIEO—f@H- ) DIEI DA —NA B3 EDLD L | #5
P X2 EHEN T2 2 L2 L7c, K110 IR T R 91C, —Ehi-
D OBORESOFHICL Y, kO 3 SO L Z RS L=, ik (ZEED
—JBHTZ Y DESH 100nm LA EDSE) Tid, MIMERA/NSWED B EJERIIC
BRI T L, T D ORI BAREICHERE 75 2 LIk | ZEHEOm s &
—JEH 720 DS ORI Hall-Petch DRSS, B (ZEEO—JE &
720 OIEEHE nm 225 100 nm OEFHOEA) Tid, BALERHT T L[75-T6]iC
AL BN OEEPFERNICIERT 52N TET, fmic ko THEES N
H— DAL D B BHIPER DN S W OFT N HEIZEY HL TS, 20L&, %
JEEOR S (T HHRE 40 =51 (Confined layer slip, CLS) [57,77\Z%E 5, fElEk
G nm R O5E) TiE, H— OEANN S &2 @il 3 2 2 RIS NS
b, ZDEE, ZREEOM S IR mMEET L (Interface barrier strength, 1BS)
[72,78]i Lk > THIETE %,

Kaneko 5[50]i%, B—DENE ) HFEERIRAY T/ A — h LA —& —d NilCu
LI FR L By D — A S I RETHIEDOIE S OFELZ T~ JFDOIE I8
WAL DI, By A S BINT 52 EEW LI LIS, #2513 NI
BELOCu DT EBDIE T LY, Ni/Cu R HIZI AT v MBI FIET D
L XEDEED L DRI AT 4w MEMIZ K - T BRI LY 6L T 5
MOBENIEEDL Z ENRETHD LB XTI,

Kurmanaeva ©[79-80]i%, H.— D EATIE) B 15 6 A7 3UEHE Z 2349 500 - 600 pm
DF 7 ftdihL Ni-Fe MRS Atk Ni-Fe 22812t L, £ OHEE X728 30nm 725
5um OHE, MSTHEBOREINHADT L E L bITHNL, HEDEI A 100
nm D& E, RREOMS 59 GPa Z#R-T Z LA LMNI LIz, £z, ZBIKED
EIGATT / fhidb @ KT 5 2 & 2 is L,
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Torabinejad ©[61-62]i%, /XL A - &2 L > TIER L 7= 28 Ni-Fe 35 X OY Ni-
Fe-AlO3 &4 D EEFERFIE & J~ T, BT Z IO MEFENE X, B LSBT &
B L CRIBIC S SNz 2 & il STz,

L2rL7223 5, ERE TR S N LR 2 IO E 13, 2k R
DRE SN2 X D3I, FHA B 2 Z AT DR KRESTHY | 2T/ fiwmt e
HAROBEBAMEE I OWCIBIEEEH 0 R MmAR G LA TWRY, ZfET/
it B 4 D 2 JE G 1 & BRI M & FR AL BT U 7 R 72 583 . MEMS
FIRETE - BERERTEL S L CORESLICR L CARRIRTH D EBEZ HLD,

Table 1-2 Multilayer materials fabricated by electrodeposition.

Number of layers Repeat length Year

Cu/Ni 24 um 1921[64]
Cu-Bix/Cu-Biy 100 nm 1963[64]
C0-23%P/C0-33%P 6 nm 1982[64]
Cu/Co 3 nm 1987[64]
Ni-Px/Ni-Py 20 nm 1988[64]
Cu/Ni 10 nm 1992[64]
Ni-C0a-Bb/ Ni-Coc-Bg 25 nm 1993[64]
Ni/Cu 5-100 nm 2005[50]
Ni/Fe 30-5000 nm 2016[77]
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Table 1-3 lonization tendency of various metals. [66]

Element symbol Standard electrode potential, [V]
Li -3.04
K -2.93
Ca -2.76
Na -2.71
Mg -1.55
Al -1.662
Mn -1.185
Zn -0.762
Cr -0.744
Fe -0.447
Cd -0.403
Co -0.28
Ni -0.257
Sn -0.138
Pb -0.1262
H 0.00
Cu +0.342
Hg +0.851
Ag +0.800
Pt +1.118
Au +1.498
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Interface Crossing
B X th

N
oW

¢ # f(h) Deformation involves glide
B h|of single dislocations
confined to individual layers
A dislocation
bowing >
s
=l In(h/b
g I / LEis ) = h
e I h
N 1
1
~1-2 nm : Few nm A dislocation
) loatew: ——— > e
1
: o ofnml Sub-microns Deformation assisted
1 : to microns by mechanical advantage
1

Layer thickness

of dislocation pile-ups
-1/2
oxh

Fig.1-10 Schematic illustration of change in strengthening mechanism dependent on

layer thickness of multilayered metallic materials [60].
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1.4 BFFEDEHEY

AL T, HALERE AV T 7 I VR = v TV FEARKERIC b D H— O BT
WD R D E A3 5T/ Kidh Fe-Ni 5D E(L 7 v X & et
%, FEZ. MEMS MELE LCOISAAZ B 2 12856, IRROBEZZ I3 5
TENREETHDLEB X, AU N—54 (Fe-36mass% Ni &54) DOALSEREAK ST
P NI G EZ I Lz 2 FEO T/ a2 R EICHEE S5, 512,
B OFEREIE S DM EEO 1 RAE T B Z SIS, Z2REic L 5T
) RERBEDE SR D EMENT B ZEZH LML, T/ RN 5
SEVEAR T 2 309~ 2 7o o OFEf@ R imiakGr - ok A2 o2 L2 S L
7o
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1.5 AFRICDOHERL

Fe-Ni A4xd. B IRERME L & bI2, L FEAROHIENC K 0 RWBRIZ IR R
B (A =) RmWERE (N~ e o) DX RE OMREE AT 52
ED ., BATEIC L0 SRRk R K OB AR O I 7 v e A AN Shuih
(X, BAZE T MEMS RIS - BEREM B S LTRETh D, £ 2T, KT
1Z. Fe-Ni & DETD - EEE AW =T/ St J UMb BRI #0715 % B
LN L, ZEb T m e REMENLT D, EHITT /MBI S 572 % miRE b
& RIEMEAL D T2 8O D JEREIERR R - R OFREFI 2155, AT, LLTD 6
ETHIRL S D,

B 1 ETIE, AFEORE R, T/ fssEHs KO @i EM BN BT 2 1Ek
WHIE, A0 BE), 3 L OKGRSLOMRIZ DWW TR~ 5,

%2 BT, Hit - XEEFHWE FerNi 540 ) /i7" et 2, (L%
FEELHIE 7 v ' R & SEBRIIZH TR R OWTIR D, FRZ, AV T 7 I Ug
= v EEARER A ARV & LIC B — OB . B o X OEIE
FE(BAL) 22 bS8 52 LIk ROBIZEREE RT A =B e AR
HTWNIigEEZbOEE, LVEWNIEGEEZ L OO 2 FEOT /i Fe-

Ni 655D 2D DOENFMEZH NI T 5,

i

B3 ETIE, 2 BCHELNIERICESE, AU R"—G8E A v —
XA

RARD, R, ZEREEM DOIEA N —JF & A N DRI EE 2 B & )
([T U, ZREtEEhHE Y o 2O A RS, ZORMCESE, WEtoES

DIEICRZ BB X542 B{L7 ot AW THRE EITo - ERICH

N\

<
~
=

B—El L, FEA o R—ELfE e M o NRN—EEEBOEXE 1.9 06 911 £ TF
X875 @ik, BEUIEA v —E&E,/ 1 3 —F&EolEIC 3 B

5 33 JE £ TOMEZIT > L ZEHEIE T/ fidh Fe-Ni 6&: 21572,
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4 mCIX, HUIROF A b oA =GRl A N —5Be B
TN ZIEFIRESL 73 0—EL L, 3@M5 33 @E TRAICHE I
HZEIC R o THRIEZE T/ fEdh Fe-Ni S4Bt O S5 IRFHED X 5 728
WEE 2 AR TER A R LT D, FRZ, ZET /i FerNi A0 R
KR OMEMEIC BAE TR AL (RifEBR) ORI OV CREMICH LT Lz, K
2 GPa D KBIEME & 15 %O MO E /R @R - EEEATE 2 )/ ARt
DLZERERIEIC L VSN Z & &R LT,

95 T TIL, 2B/ M Fe-Ni A4 BAR R < o BT 1) 0 28
b AR b3S K ONRE A S 2 L O FERI 22 E RS RIS W T, L kic &
Lot AR L. T/ M E e 2B X 28 LR b A 1R LT,
Fo B ORI EE DS W TREGREE & @t (FREL) & WL 5 2 JEtsidek
st Bl ORI AR LT,

H

# 6 T, AR TRONLCERMAL O THES, S%OREE L HRE

aup
28

IZDWTI 5,
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%2 F BT Fe-Ni G&D 7/ i fmEkkI K QLA D 4

2.1 ¥&E

ELE D o ZES/ LA o ZYEDO L5 REHEIC X DT/ fEda Bt o R~
72 A1 1990 FARE 0 DR AITHFSE N ED LT X 7-2[81-82], ZDHH, H
fid- & ZHWT /b7 vt 2 Tk, BT ~OA&TEOTRML, Vv
YT R LD LD RAEBMIRINC LY R OBERERES ST/
R DB D, B8O XLV EOND T/ fEfe BT, BTl
FROFFENZ LV | BB OGS ICRRMEDNRE SN DEENRLV[38], 2
(ZkF LT AR TIME AR D B2 2 T/ filidh Fe-Ni &0 & @b x B e L
TWVWDZEnh, LEHOERZHANWT, E&tas2bsgr 22k
JfEe b & & BITALFEMR A RIS 5 T ot A2 ML T D2 L BN ETH D,
INETOLIED > EIZHET LTI 2HEDOREA A 27 0H—IND,
EROA F AMACER OB N EZBE L TEMEZLESE D Z LIk, bFEK
DRI DZEEEEHFTND, Len- T, #@HIEL CulCo DX 9124 A 1L
AR & < H7p 5 B8R MNRITN 5 [64], AL TEMT A M5 Fe & Ni 1A
FACBRADE N2, 2D DIt & ol S CTEMTT 5 101E, BB ET S
ORGP MBEIIR DD EEZBND,

ARETIX, ANVT 7 I U=y rV BB EZEARE LIEH—OBB» 6
? Fe-Ni &40 7/ i fi b L AL ERA I O J77EIC O\ T EBRAYICHT 523N
Do
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2.2 EBRGIE
2.2.1 BHTF / *E Fe-Ni A& BRE A O/ER

F 7 fEdh Fe-Ni A&, K 2-1 (R TERD > B2 AV CER L
Too AZGEIX, —7 o A S EGRER RRET LY a v PAK-80 AY) |
HIEA PC, BHTA (BB IO —h—), Ay hAX—F—B IO
FERHZ K Rk S 41D,

NI DR & 2.1 123, Grimmett [81-82] Fe-Ni A4 D ENTIS %2
L kg AT 7 I U= 7 VR AR & Lo BHTIR 2 ERL L 7=, 88k
AL LTAUREA 30.99/L 212 TWD, AT, fldhi oM b O %h R 23 Wi fF
SNV UEFT N U LAESYLIRIMLT-, £7-ALVT 7 2 UERE WD,
BT O pH % 2.0 IZFRFE L 7=,

T = RBIXOFEME RS Y — RIIMM Fe tREZ W, 7/ — RBXLOAD
V— RORIZ, TENES 50 mm x fF 12 mm x JEX 1 mm 3 X O X 50
mmx fg6emmx EX 1mm & Lz, £72, ANMERO R 2 KT 5729
2 R OFT R TOBIICITT A U —HRIC L0 7 — V& AT 7=, B X
50mm & L, SEAHETOMEMORMmMIEN 1:1 2D X ITHRE L, Lk
ST, WMBEMOYHREAEE LT, 7/ — ROREESIE, Y/ —FKD 12 L
7%, BHTIZPED 7 /7 — ROWEREICHE, 7/ — ROREES A% L, Wi B
DOEMEP ORERILZE —EIZRo T,

ELD - XX, EHRRE A 327K (54°C) &L, A¥—TF—% Wit
(2 X B fE#E (300-400rpm) @ T EIREE % 1.6 mA/mm? (E=2.4V), 1.8 mA/mm?

(E=27V). 20mA/mm? (E=34V), BLT3.0mA/mm? (E=5.0V) O#iH

(ZZBL S EHI 60017272,
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Fig. 2-1 Electrodeposition system for monolayer and multilayer specimens.
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Table 2-1 Chemical composition of electrolyte for electrodeposition of Fe-Ni alloy.

FeC|z (HzNSOs)zNi CsHsOs CHs(CHz)nOSOsNa H3BOs HzNSOsH C7H5NN803S
49.7 2421 8.8 0.5 30.9 25 5.0

B 2-2 1%, {ER U728/ fbdh Fe-Ni 5@ O — B Tod 5, sk Kif
(ZIEARA FORRITR NS, RS OREIZEIZH D Z L35, R

Ett-l

JTOJE S 13A) 45-60um T Y . T ORIKITHIZ > TUREY —Th o7,
OB IE XA ' RUIWA 2 W 7RSI <, K S smm
OIZYIWr L7e, BT/ fEdh Fe-Ni &4l i & Mgk 38t~ & BEA AT 1 I =
B, B OEHGRER T 2157, X BETHES K OZ s o8lEo-olc, &
B ORI E W Z . A > Y =2 A X#600~#2000 D AV —HRIC K 5 BERATFEE
BLOT VISR R 742 0.5um) Z HWo AN T7HFEEIC L 0 5ot B 7,
NTWEER I Z ) — ) LREfR % 50:1IZIRG LTc T A Z — LiRIZ =815 THYJ 2-10s

RIETDHZ LR VENI Ty F U T HToT,

lllllll'lll'lllllll'llllllIII’I|I|l|||l'l|Illllll’lllllllll IIIlI'IlIlIIIIIlI'I I|I|I|I|I‘I|I‘I|I‘I'III’I’IlII
20 30 40 50

Fig. 2-2 Photo of electrodeposited nanocrystalline Fe-Ni specimen produced at 3.0

mA/mm?.
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2.2.2 X BREIYTEE & T T SRREL R oD 3t
AT ftdh Fe-Ni R A ORGIAERL ORI, X 2-3 (2R3 X A
(X-ray diffractometer; Rigaku, Rint -2000) % H\\\T1T -7z, X #RI21% Cu-Ka ## %
FWT, &EJIE 40kV, EEW 100mA T, 20 ORIEFFA% 30°2>5 100°& L,
0.02°D AT v 7 THIE LTz, f5hiz X #EHr (X-ray diffraction, XRD) /3% —
VG, BT fidh Fe-Ni sBR i O OIRE ., fhdbhife s K OB i & m o fid
EEiE: Ca oY

FERIEIE, QDRUTTT Y =T =83 6Kk T-,

0.9

d = PcosOp (2.1)

2T, AR ARRIRE . UT X ROWR., BIFFED E— 7 OFAME, OslE AST
fTHD,

PAZFAR 2R i ORE A BE DFEIE & 72 DBl mfadica (2.2) (2.3) iz~ Willson
D IFIE[841T & 0 FEAMh L 7=

_ I (hkD

IF (hkl) —m (2.2)
__IF (hkl)
X (hkl) = FR bkl (2.3)

ZZC IFERED (hK) EOMXIRE, 11XZF0 (hkl) mo X BREPTHERE .,
X 1ZZ o (hkl) mOR AR, IFR FEMEMRIZE TS (hkl) HOFEXRE T
H5H, ZOHFETIE, BERTEE X (k) OfEn 1 oL &, ZoRBRAF ORI
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TR NIRRT i b O LIS, TOMEN 1 L0 L REL 2 DHIT
E. TOHFNMICKRENPRLS R L TWDZ EE2ERT D,

Fig. 2-3 Photo of X-ray diffractometer employed for the microstructural evaluation of

electrodeposited nanocrystalline Fe-Ni alloys.
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2.2.37F / fEdh Fe-Ni &&RBR A DAL FEHE A FTAR

B E 2.0 mA/mm? 1 L0 3.0 mMAImm2 O TERT5Z Ik vEbh
7o ikBR Fr DAL AL 1L, ICP (Inductively Coupled Plasma) % Y23 20 #r 6 L O 2-
4 2R S B R AE A R - B A% 85 (Field emission gun-scanning electron
microscope, FEG-SEM; H z2&UERTHRL, SU-5000 ) IZHHIA A 72 L — 43 @il
X #2753 Y% (Energy dispersion X-ray spectroscopy, EDS; EDAX L%, Genesis)iZ & ¥

P L7z, SEM/EDS Z3#TiL, MEEEL 20 kV, =3I v a VEia 10 pA &

LTiTo7,

AR

TR

==e=s=
e

Fig. 2-4 Field emission gun-scanning electron microscope (FEG-SEM)/ Energy

dispersion X-ray spectroscopy (EDS) system to analyze chemical composition.
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23 EBHERBLUEE
2.3.1 BATT / #Edh Fe-Ni @& DLFHERICRIE T BIEEORE
2-5(a)~(d)IL. BIEE % 1.6~3.0mA/MmM? IZEL S TENTHZ LIk
D 1% 5 AL BT Fe-Ni 543k )T D XRD /X% —>Th 25, BIHEE 1.6, 1.8,
2.0mA/mm? OFRER 7 1% Ni F 7213 Fe-Ni B (feey) @ (111). Fe ?(110), (200)
BLURU)E—7 BES BN TV D, ZHUCxt LT, BIHEE 3.0mA/mm? & L
72354, Ni £721% Fe-Ni A (fecy) D (111). Ni ™(200)8 L @1 E—27 D
BB TN D, ARBFGEIZE T 2 EIREE 3.0 mA/mm? O TH LD Fe-Ni
ABaRBRA TIE, Fe i —27 38N TELT ., NI ITEEBEL TSI HDEER
bND, £lo. WTHOE—27 bR RN Z &2 D AR 72 D B
ThoidEEZLND, Grimmett H[81-82]DWHEFIZL DL, o b ) BT Y
U LB LT ANV T 7 X IR B BT BT Fe-Ni &4kl L, Fe-Ni &
)’ feo HUE DG & 70 2 HBEILIH T b ML ED bee AT 5, AWFFED
BATSRMF CIERL & T Fe-Ni A& DO OIRIEA B E L BT T 2 & | Bl
FE 2.0 mA/mm? LL T D54 1% Fe (bee) 35 X O Fe-Ni (feey) @ 2 FEFEOFA B,
B E DN E ) 3.0 mA/mm?2 D54, Fe (bee) fHO B — 27 138113 Fe-Ni (feey)
BILONi(fce) DA NI TEY . Grimmett & D15 & RIEEDMEHA %27~ LT,
4 2-6 1Z1%, = 7 —ORUT KV RO BT FEFERRIRZ F L T, B
Ji 7% 1.6~2.0 mA/mm? OFiFH & LT HAVIZENT T/ fifdl Fe-Nio ORI RE SIS
1% Fe(211) D ' — 2 OFAlEN SR L=, —F., \BIRHEE 3.0 mA/mm? O
6. Ni(200) D B — 27 OFAllED BRI L7, EIEE 1.6 mA/mm? OS50
TYERL L 7= Fe-Ni B4 O G RIEIE 42 nm Th - 7=, BIRHE L 1.8 mA/mm?,
2.0 mA/mm? 35 X UF 3.0 mA/mm?® DSt TYERL L 72 Fe-Ni 5@k i 0 555
BIEEIL, ENZE33nm, 27Tnm B LUV 18nm & o7-, L7 ->T, +XTO
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FEVLE T T3 DAL HE Fe-Ni &R B TIcBW T, T/ fEdifn S o,
TRV FE DN P - TRRERT O S-S5 R T b D B A 4 S 7z,

K 2-211. B0 ATEHOBREEDORMETEN T LI VELNTZT
ftdh Fe-Ni @B REORMER A LD RTH D, BIRKE 16
mA/mm? O 5 CERL L 7238 7 Cld. Fe(110) & — 27 OFELEIFEEAY X110 = 1.153
L0 T UH NN B B D Fe DIEHENRAREL L X CTh P g @< e
7=, —J7. Fe(200)F L O Fe(200) D °— 7 7 bR O 7= Bl aF 4L 0 Xaoo
=0.553, Xo1=0.480 L{K< 7oz, L7=23-C, (110) 2Kk SFALA355 < Bt L
TWHZ EnbhoTz,

EILHEE 1.8 mA/mm?2 OS5 CTIERLL 7258 i TlX. Fe(110). Fe(200)k L O°
Fe(R11)DECAIFEENIL. T X110=1.094, X200=0.657. X211=0.718 TH 7=,

UL 2 2.0 mA/mm? O 5FTENT S 72357 Cld, Fe(110) B — 7 O[]
FEHOR X120=1.250 & 72 0 BEHERIEL D T v F B H LA & AR Th 3T
<otz —JF. (200" —727 B L N1 B — 27 1%, X200=0.586, X211=0.627 & 1K
{Ipolz, LIzRo T, B RmEIL, L0)E—ZIZEM L TWVWD Z &R p0o
7

IR E 3.0 mA/mm? O&METHE L ZRER A TIE, Ni (F721% Fe-Ni(y)) o
B — 7 OIZHBENT, Ni(111), Ni(200)F L X Ni(311) v — 7 ofd ke, £
I X=1.424, X200=0.225, X311=0.269 & > 7=, L7=23-> T, skl i3 (111)
ICER<SELM L CWD Z ERbhnoT,

(RO TR FHE3E  (Body centered cubic, bee) 38 & ONEICNT ks F-151E  (Face
centered cubic, fcc) % & OB OEK T 1L F—DpAM[85]1L. £ EH(110)F
KO TR/ E 722 % ABFFEOENTRER O X 5 ISR Cl, fEsLEL IR i
TRNVFX—=NEBEHZ 5 LREN, TOBENLEXD L, Fe tHPRSE
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Hr L7 BB 1.6~2.0 mA/mm? O5FCENT L7723k Tk, (110)ICEL 23
Aol et KRB ORZBIZENWTHRE =RV —NEEE LT
TmEE-oTWVWNEE XS, £, Ni NS EN LB Tk, (UD)I2k D
g < Ao L7z,

KREZBWT, B0 Ni @ EDORR DT/ itidh Fe-Ni O/ERIA W]
RECH D Z LALLM T2y, —FH T, AFROER D > ZIETIE, $kd D
W=y ZVEEOT MR 2S5 Z L IEREECH D 2 L ndbinoTs, B
JEDT /it E SO ERITH LT, B8tk IC X DEAERDIEEIC L 67220,

PSIVAD S ZIER ERHWIZIRENBETH D L EZ BN D,
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Fig. 2-5 X-ray diffraction (XRD) patterns for the monolayer specimens electrodeposited

at (a) 1.6 mA/mm?, (b) 1.8 mA/mm?, (c) 2.0 mA/mm? and (d) 3.0 mA/mm?.
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(€) —~} —~ J= 2.0 mA/mm’
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Fig. 2-5 X-ray diffraction (XRD) patterns for the monolayer specimens electrodeposited

at (a) 1.6 mA/mm?, (b) 1.8 mA/mm?, (c) 2.0 mA/mm? and (d) 3.0 mA/mm?. (Continue)
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Fig. 2-6 Average grain size of the specimens electrodeposited at different current

density.

Table 2-2 Orientation indexes of the specimens electrodeposited at different current

density.
Current density [mA/mm?] Orientation indexes

Fe(110) Fe(200) Fe(211)
1.6 1.153 0.553 0.480
1.8 1.094 0.657 0.718
2.0 1.140 0.533 0.570

Ni(111)  Ni(200)  Ni(311)
3.0 1.424 0.225 0.269
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PED X oz, ERHEEE 2.0 mA/mm2 & L THELZRBR AL, I Fe

X DR S L, FHRESRIRIT 27 nm Th o 7o, EIREEE 3.0mA/mm2 & L
THELIZHBA X, T NI IS KD RS, SFEREARIET 18nm Tdh -
Tz LIz o T, BEELZZEED T EI2L D | H—DBEHRH HAL TR
AL S ETZT / fifdh Fe-Ni B@MERITE 5 Z LavRahz, SbI2, b
DOFER 1%, Hall-Petch B D BRSSO SEEIRE SRR DS 30 nm LA D/ il
kA O LR LNITR ST,

B 2.0 mA/MM? 35 LT 3.0 mAImm? D& TENT5Z LiIckvEohn
TR > Ni & A # % FEG-SEM/EDS 734 & 0 3l L 7=k, i th 34
mass% Ni 33 X TN 46 mass% Ni ThH 5D Z &R bohr- 7, Guillaume 5[86]1%. Fe-Ni
B4R DR E ORI (Ni 3475 30~45mass%) (2B W CHN D, #IFIRERR
Bo Ni GH &L OBIRETIN, BRI =54 L 725 Ni 5765 36 mass%ft
I CRRIZIRAREDS B b/ S <72 % Z & 2 WiE LT 5, ABFRICE W T, Bt
£ 2.0 mA/ImMm2 O THRLNTZRER A O Ni OFHRITK 34mass TH Y, =
DO IRIRELITH) 2.0x100/K & A L R—BEITEVWVEE RS, — 5, B
£ 3.0 mA/mMm2 DM TE BN TZRABR A O Ni OEHRITH 46mass%TH Y . B
BZORAREITA 8.2x10°K & R&E < 72D, LA~ T, LI, Fe-34 massk
Ni 5&% A v N—548 LRl %, Fe-46 mass% Ni &4 %A v N\ —54 8

LRI L ET D,
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W2 ETIT, ANT 7 IV v L eSS A A S T 5 1 EEOE

Mg b AR O 72 5 F J fbdh Fe-Ni &8 %2557~ O DEN 7t 2 2

A L7c, N TERRRITILTO®EY ThH D,

1)

(@)

(3)

XD o T OEIRHEEHPMENFIPH Tl Fe FH % E7- 2500 & 35 Fe-Ni &
ENGonT, EREEEZELTDHE NifHEE- D8 E T 5 Fe-Ni &
ERFHID Z LIRS, RO TIX, BIREE 2.0 mA/Imm? &
3.0mA/mm? & DICHT AT 2B b 5 2 L idbinoTz,
BRDO->ZXOBEIMBENE L 72 D1FE, BT Fe-Ni &4 Ok SbRIEIXH0H
b L7e, AREFFROSMETIE, BIREE 1.6 mA/mm? 525 3.0 mA/mm? OFiFH
IZFBWT, FEEIRESRIRIE 420m 25 18nm TH Y . W oOEHETH )/
T ik AN AP W

AIFFED 8 - & G- TiE, BREEN 20mAIMM? O L X IZ= v FVEH &
25 34 mass% & A > N—4A4: (Fe -36 mass% P A4:) 12U MBS E o
SERIRE AL 27 nm D/ fiEidh Fe-Ni 503G baLlc, F7o, BIHEEN 3.0
MA/mm2d & 2= v 7 )VER ED 46 mass%d Ni il % F7- 540 & 95 )
FEAhL 18 nm O / fth Fe-Ni 54035 S iv7e, (LSRR & A i Ak i )3
7% 2 MO/ fid Fe-Ni &% H—0EMME b /ERT 28 7 ek

A RSN LT,
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% 3E BT/ bk Fe-Ni &0 L EBHEERIE 7 2 & X DfESL

31 MEE

BATEE WS EEeOFEIT, Sl o L2 2 EOERBDOA 4
M OENEBRE LT, B EHET 22 &IckviThbhd, LieR->T, —
IRANZITA A AEE DO ZERN R E VBB OMAGDENRIRSND, 5 1 FHIZ
BWTEBIMEOLEMEE(L7e® 2 & LT RLEZL 912, CuNi &4[50].
Cu/Co A 42[64]. Ni-Py/Ni-Py[64]72 £ DFAADOHEITH LT, Hix e LB A e
PR INTWD, EREZBIEO—BHT- 0 DES %L 7572012, %< O
RE-HIEIBHI-V T ) A= M A =L —DESEHT D LEEROERT
-t X(ZFEH LT&E 7%, Tench 5[48]. Simunovich[49]3 & T Kaneko 5 [50]13:,
BATEICEL D CuNi B&0F ) A= VOBEESE TOLE(L 7 vt X &#H
HLTWD, EITEEZHWD & HRPEEIC SRS ROZEREL (FT 5 2
L TE D,

L7236 Fe & Ni D K DA A AUEIA 23V e 8 DR E HDEIT-D0
TiX, ZEAEOET 7o ANZEAERESN TR, £, ZEEE0
AL, ZEAMICBE OZRMmIETH Y |/ MEEE T o8B O2E
BIZOWTH 5 RI3E STV,

ARETIL, 3 2 BORISIZED > Z{EIC L 2 H—OBIEI L DT /4
fb Fe-Ni A& DAL AR RISV T, Ni A BO RS 2 fED T/
ftieh Fe-Ni && % R AICFEE S® 5 k2 o L, 27 v 2 &N
HZ &L,
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3.2 EBFE

321 %@ T / %d Fe-Ni 6&RBRAF DB kX

F i Fe-Ni B4 D@7 vt 2 DFFR T, BERBR A ERL L 7 UEHr
EEBLOEEE AN To7e (K2-1B8XTE2-1), #H2 EIR LB
AR O FAHLHENC LV S5O TICRER D . B E Db FRE I RN X E R
Do ZOEMBEOEIENICL Y AJGETH L Z LR LMNIR T, BHIOLFH
% 60 Fe-Ni @B S O N D BIMEEZ . TORDIY A 7 L T/L
AWHNCEIINT 5 Z Lo kY, B 2REEDOLE Fe-Ni 43RBT 2155
kLl

ZUOIZ, A RN —FRE A U N—ERENE LD 2 FEOEREE
DEMT, ZRAESHRMA Z/FHT 2L 0K BORREERELHALICTHZ
Lz, W3-11%, —Ehic 0B EZZISE T, ENEN5EE THE
BIEDEN T AE R LTS, T, ENSEM Type A, Type B, Type
C. TypeD. TypeE I LU TypeF O—f@dH 7= v OEMNRFRIL, Z4Z4 20s, 50
s, 80s, 100s, 150s 3L r200s & Lz, HLIEIHESBETORBITH L
T, BT & DR S DBRN O ERIREZ RO, RIZ, h—Z VDR S
Z 55 um —E & LT, BE#EEL b, METNI1EH VORI ZE(IE
2B EEEBRD DO Ta A%, ETROI-AEOMIEEE %2 LI L
7o

#3-1120%, 2O NI G HE%Z b D Fe-Ni 4% HIZ, 3END 33 @E
T, BESEL00 T n 2amd, K3-21%, ERLUZZIET / fid Fe-Ni
WA OEETH D, ZEEEOBEDOO, SO B 20l L, Wik 2.
70w RH A Z#600~#2000 D A U —HRIZ L D08, BL TV Fhiv (hE
F#& 0.5 um) (2K DANTHEEIC KLV B BiFe, NTMERIC= Y ) —)L
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R & SO L ICIRA LT A X — VIRIC X DV EN =y F o T R iTo T2,

3.0mA/mm?
N'_' 2. 0mA/mnt Type A
E 3 OmA/mrh
Type B
2 2.0mA/mm
& 3.0mA/mrh
= Type C
- 2. 0mA/mri
:ic%' 3.0mA/mm
S Type D
- 5 om A/ 2.0mA/mrA
§ Type E
— 2 OmA/mm
> 3.0mA/mrA
© Type F
2.0mA/mmni
| | | | | | | | | | | | | | | 1 | | |
O 100 200 300 400 500 600 700 800 9001000
ED time,t [s]

Fig. 3-1 Electrodeposition process of 5-layered Fe-Ni alloy specimens by different

deposition time.
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Table 3-1 Electrodeposition process of multilayered Fe-Ni alloy specimens with

different layer number from 3 layers to 33 layers.

Number of layers Deposition time per layer,[s] Total deposition time,[s]
Monolayer

Fe — 34 mass % Ni alloy 700 700
Fe — 46 mass % Ni alloy 550 550
Multilayer

3 230 690
5 150 750
7 130 910
9 100 900
11 90 990
13 80 1040
15 70 1050
19 55 1045
25 42 1050
33 32 1056

IIIIIIIII'I'IHIII I|I|Il||l‘l|l|l|l|l I|I|||III|III|I|III Illllllllllllllllll I|||I|||I||||II|III III’

10—~ 20 30 40 50

Fig. 3-2 Photo of multilayered nanocrystalline Fe-Ni specimen with 5 layers.
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3.2.2 ZJ@ 7 / ik Fe-Ni &R DL BRIETAE

ZJE T/ fbibh Fe-Ni &l i 02 S, WOCEMEE (OLYMPUS, BX60M)
ERHWTBIZE L., &/ fifm Fe-Ni Ae0ZEilh offERE, £8=E
S & il L7z,

RV L 2.0 mA/mMmM?2 38 XL OV3.0 mA/Imm2 DG TENT 22 LIk Abh
To bR 2-4 \ZoR T A R B A A R 1 BE A (Field emission gun-
scanning electron microscope, FEG-SEM; H 3z #/EFTHL, SU-5000 ) IZHHIA A 72—
VX B0 X 5y 1% (Energy dispersion X-ray spectroscopy, EDS; EDAX ft:
H, Genesis)IZ L ¥ §¥fi L7=, SEM/EDS 43#71%, MiE&E+E% 20 kV, =3I v =

VA 10 pA & LTIT o7,
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33 ERFERRUEBLR
3.3.1 BATEIT L 5T / Kk Fe-Ni A& DL v R L £ DEETM

AT CRR DR RN T/ 5 Fe-Ni &0 ENTICHB W T, H—0ENTR
MO THEIMBELZZLIELZ LICEY, AL FHREZRILSEED 2 LD
LI ENT, LEER-> T, TR CERBEZE{LSEDLZ LI2L Y, Fe &
Ni DA FACBEROZEIT LY | T/ ftdbiika & oRe 5 Ni A &% b D Fe-
Ni GEDOLZJE{LNFRETH H LB X bvd, BIRKE % 2.0mA/mm? & L TEHNT
AT T2E . A V8 —84H (Fe-34mass%Ni) 155115, Z DD
RIRRIL 2Tnm TH 5, & HIZ, BIRHE % 3.0mA/mm? & L CTENT AT 7254
A N —5H4 (Fe-34mass%Ni) J& & 1565, FEIRERIEIT 18nm Th 5,
INHD 2 FEOMME LN EIREE 2 RIS ETEN 21T 2 &I
0. F kR Fe-Ni &40 LB WM Z a5,

B 3-31F. A v N—Be A NG RENT D 2 ODORLDEMEL %
150 FOREIfE TR BIZEIINT 5 Z &I L » CENF LB T/ fid Fe-Ni &4
R OWHR ORCHEMBETE L XRD ¥ —2 &R LT D, LT/ ki
Fe-Ni &&#Bk 1%, Fe FHINGIEA N —H&BIA N —E&EDIRIZ 5 &
IZRHIZET SN TWD Z ERMR SN, B 18, FH3)E, # 5D XRD X
H—=F BB OHA =B R A & [FERIC, Fe-Ni (111) £7213 Ni (111) |
Ni (200), BELUNi (311) OE—2 %2R L7, ZHUTxILT, F2/@eifa)g
D XRD /& — %, BigA N —GamB i & [FEERIZ, Fe-Ni (111) E721X Ni
(111), Fe (110), Fe (200), BLWFe (211) OE—7 &R LTz, T b DfE
Ko T fEEA N —Be LT IR a0 Z Bk, B—0DE

fR 2N L CET L SOBREBEELZL ZLICL - TEMRSND ZEND
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Mo T,
___________ o AFe-Ni
J= 3.0 mA/mm? WXl g ore
- S ONi
t=150s o & <
non-Invar alloy Q . e
J=20mA/mm2 (V) V) o8 = ~
I ~— o :
t=150s Al B 8 &
Invar alloy S%J \.,,Q& 4 ® .
(1) ERUIN
J=3.0 mA/mm?2 S| ol = _
t=150s 2 2 8 5
non-Invar alloy - o
B =2 g
J=20mA/mm2 (1) () @2 = =)
t=150s 0! A8 & °
Invar alloy = XY o S ERP—
——————————————— hM - M
I (L) A
J=3.0 mA/mm? 1) Ol
t=150s o . =SS -~
: = =
non-Invar alloy : — = ™
____________ IR 9.
Substrate 30 40 5 60 70 80 90 100

26[deg.]
Fig. 3-3 Optical micrographs and XRD patterns of the cross section of multilayered

nanocrystalline Fe—Ni alloy specimen with 5 layers.
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4 3-4 1, K 3-1ITR LB 7t R Type A 2D Type F ICit - T, A o
— &4 (BFREE 3.0mAMm?) LA v R—A4fE (BIf%EE 2.0mA/mm?) O
BT O Z 11 O—E L LT, RAWKENTDHZ LICL0ELIEZ Fe-Ni &
w2 JERER T OWrin DR BEBEEE CTH 5, B OWrm %z A % — i T
B2y F T2 EI2ED, Fe GAEBNREWVA UNN—BEENDT NG
BIN A NN—F@BEA o NN—FEBEHINTHZ N TED, 22T,
A< A DEDNIHEA o N—B&E T, BAXDERA N —E8ETHY | 6
O 7o AL 0 ELNTZTXTOREBR A TFe B LIEA L R—K 48
SA N =GwE A RN —EeRE A N E A B D
NEIZAZHAZHER SN TWAD Z bbb, ¥ 3-4 Tl Fe BHNOEHR SN 5
J@z, cnTh g, WE, g, IVE, VEE L,

3-50%. Type ADH Type FO 7w A TERLZABRA O @025 VIED
R 2RI RTH D, T— XIS I H D, 58T T TENTEF
FIZHBI L TROBE I B L TWAERIZH 5 Z L3 d, LR os T,
5 ODEN—EDRIBGEE CTlET D2 enbhrol, 1E, NE, Il E, IV
J&. V EORMHEE LK 3-6 1IZ~T & 51T, A4 0.17 um/s, 0.11 um/s, 0.14
um/ s, 0.10 um/ s, 0.12 um/ s TH-o7o, LV EWEREE TOENICL > TH
SN LB, MBIV EBOIIA U N—E8BORPESEE X, N EBIOIV
J@DA L N—BEBEORBEE LY LN ER¥bnDd, A =B ED
FBOHEEE L, | TR bIE< . BBRICENN SN VETRLES o7z, —H,
HJE& IVIE, 72054 U= EOREREITIZIER U Th o7, FEA
AN—HERBIT. K 2-5 1R T 01T, Ni BRI OEER R ETIC L o T
ST, LU b, A8 TIE, ElA Fe & LTWDH 2w, ST LSL
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D Ni A A APROPAE DN 22D IR O Ni A A > ORTEN IS
Do LTzido T, A U N—B&JE OB L, AR O E & b1
LiborEIOLND, AN \—E&EOMBEEE T, Fe 7/ — REMN D Fe
A F P SN D T2 Fe EVAARRENTEE X, EFTICIZE A B L2200
ST, Su BIBTNZ L » Tk STz, k= v 7z FE Ry & LIcEHE
B DEFD > 2L V&S Fe-Ni A4 D ARIEGEE A 0.014~0.12 pm/s(1.5~6.5
MA/MM?) Th b Z L a#BET 5 &, RIFRICK T 52 EEa0RMEERE X 72
DHWEEF R D,

7 3-2 1%, Process A 2O F OBNFFETHONTLESDRLRD 6 M OL)E

Eit

T/ fhdh Fe-Ni @04 =888 LA =GR DR S DILRO LR
RN RTH D, RUEES 68 OB L, —EHz OBENTRFHO
HAFE CTHIUT, BATRHOR SITIKFET, 2 2OE&BE DR S DRI
IR D 2 EnbmoTe, AWIZEICKIT DEEE 5 BOLE. 1 o3 —6a)E
LA U N—HRJEOBHRER O 11 DG A =8OR I O FE

[T _TORBRA TR 30% TH -7,
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H3E

Type A | Type B | Type C | Type D | Type E | TypeF

non-Invar alloy layer
(Fe - 46mass%Ni)

O Invar alloy layer
(Fe - 34mass%Ni)

/\ Substrate

Fig. 3-4 Optical micrographs of the multilayered Fe-Ni alloy specimens produced by the

process of Type A - Type F.
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Fig. 3-5 Relationship between the thickness of individual layer and electrodeposition time

for the obtained 5-layered specimens.

0.25
1 non-Invar alloy layer

B Invar alloy layer
0.20 yiay

0.15

Deposition rate, V[um/s]

I Il [l v V
Numaber of layers

Fig.3-6 Relationship between the layer deposition rate and the number of layers.
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Table 3-2 Ratio of the thickness of the invar alloy layers to the non-invar alloy layers

which electrodeposited at the different 6 conditions of Process A—F.

Thickness ratio of non-Invar alloy
and Invar alloy layers, [%]

Process non-Invar alloy Invar alloy
A 70 30
B 69 31
C 71 29
D 71 29
E 68 32
F 69 31

332 BHEICL BT /K Fe-NiGE&DRRZEIHOZEILT R LZD
AR Re 1t D PEAT

3-7[88li%., EIROFERICHE ST HEOBNFMZEIE L, FEA o X—F&
AU NAN—EREOREI LA 1905 91 F TSI, ZNEN5JEE THE
JgSELHEN T rEAZ R LTS, X 3-8 [88]i%, M 3.7 DEMN 1 RITH
S, BREE % 3.0 mA/mm? & 2.0 mMA/mm? 12 L7=2s > TH Bz 9 fiED
J fitidh Fe-Ni &2 JEakBR /i O Wi i O e BB 5 Tl 2, X 3-8 DT 5
FERITEB W TEE L 72 Fe-46mass%Ni : Fe-34mass%Ni OJE X Db A% 3-3 12/~ L
TW5, WTFNDOEEEOEIDOWFEL HHOLEAEBRA bFHE LB ST
ERICE b Z &R a iz,

3-9 [88]i%. FEA v /N — & 4 E (Fe-46mass%Ni): A > /N — & 4 & (Fe-

34mass%Ni)DJE S 1:9 705 9:11 & O 5 BT/ filidh Fe-Ni &4k i Dt/
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—OFT R TH D, KRB OIS — OF IR S 72 BORANIER
MAERL TS, BR2ZESAE SO 5 BOMBA TIX, A =Bk

DIZEWERRSIER I NHINT 5 Z B30, ZHLDORERND, BIER S
EHODNT AN GBENTIEA N —BRE LA =R DR S R
73 DFAE DRI LV (B LA E IS RIE T B A~ 2 L L LT,

ARG TIL, SIER S LMD AR T U AR LENTZEGERBOE SO (JEA
> N— 54 g Fe-46mass%Ni @ A > N— 548 Fe-34mass%Ni) 7:3 Zi%E L, ik
A F— 2 NVES e —BIL LR DBEEEE b S EE A FRT 2L & L
7o

3.0mA/mm? (Fe-46mass%Ni) (a) A:B=9:1
. L]
2.0mA/mm? (Fe-34mass%Ni) (b) A:B=8:2
NE (c) A:B=7:3
3 L L (d) A:B=6:4
£ | [ | I
S (e)A:B=5:5
21 [ 1 [
7] (f) A:B=4:6
g (g) A:B=3:7
el 1 [ 1 [
3 (h) A:B=2:8
[ 1 Iu)_A B=1:9
B [] [
| | | | | | | l
0 100 200 300 400 500 600 700 800 900

Electrodeposition time, { [s]

Fig. 3-7 Electrodeposition process of 5-layered Fe-Ni alloy specimens by different

deposition time [88].
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(@) A:B=1:9 |(b) A:B=2:8|(c) A:B=3:7|(d) A:B=4:6|(e) A:B=5:5

A JAN 7
(h) A:B=8:2] (i) A:B=9:1 ]

non-Invar

alloy layer
(Fe - 46mass%Ni)

O

Invar alloy
layer
(Fe - 34mass%Ni)

A

Substrate

10pm

Fig. 3-8 Optical micrographs of the multilayered Fe-Ni alloy specimens produced by the

process of (a) — (i) show in Fig.3-7 [88].
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Table 3-3 Ratio of the thickness of the invar alloy layers to the non-invar alloy layers

which electrodeposited at the different 9 conditions of Process a — i.

Thickness ratio of non-Invar alloy and Invar alloy layers
Process Fe-46mass%Ni : Fe-34mass%Ni
1:9
2:8
3:7
4:6
95
6:4
7:3
8:2
9:1

>oQ —h O O O T o
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2.5
A= non-Invar alloy layer (Fe-46mass%Ni)
= B= Invar alloy layer (Fe-34mass%Ni) AB=9:1
% 2.0 - A:B :Thickness ratio A:B=8:2
et AB=7:3 -
b — A:B=6:4
L AB=5:5
g T AB=37 A:B=46 - -
7 - >
© 1 0 ~ = - -
£
=
c 05}
=z
5%
0 —

Nominal strain, ¢

Fig. 3-9 Stress—strain curves of the 5 layered Fe—Ni alloy specimens with different

thickness ratio of Invar and non-Invar alloy layer [88].

333 BT/ #Esh Fe-Ni &L L7 at X DL
IS CHE LA o R—B 88 L HA =B 88 O RFEE EE O S5 I

Eox, B LMEERZ S OEN Fe-Ni @il OFR 2 A5, £ 3-1 1R

—

=
2 E T e 2D, R =2 L DEOE ST —EL L, A R —

%
&
i

G A =B A =B eE e - - DRI, FEEEE 3JE. 58,

L9, 11, 138, 158, 198, B EBLOB EE THILEETT-L)E

i

J filidh Fe-Ni a2 /FR L7z, A CIRE L2 L 912, WL bIfEA o —5

.j—
GEE A NR—EEBEOESHIZTID—EL L X HITERILT-,

il

%] 3-10 1%, 1ERL L 7= 2B oWrim OFECIEMEE T Th 5, X 3-10 128
WT, N IR TH 5, RBRTIMrm 2 8irk £ CHFEER . A ¥ — /iR X 0 &
My FUTHITHIZEICED, Fe TAEDZWA -G48k (REEER
Dfg) N =y F 73N TnW5%, £z, FEORm b I HR TE ., BT
T AORFRFCTRIS NI BEBES®Y ICEE T/ faaesfions
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EDERR SNV, TEES, 3. 58, THE. 98, 118, 13 )8, 15/, 193,
25 JE 3 L O 33 O EEHER A TlE, R 34AITTRT LA v —FeEDES
DEERITK 30% Th o7z, 33LH TR LIZ—EdHI 0 BRI A2 b7 b
—ZNVAEBH 5 JEORBRA EFRILTHDL Z LR TEL, 61T, —E@dbl
DDA N—EEEOFEESPBE 3-11 1R T X D1, FEEEOBEMIHEN,
111 226 1.0um £ THELS Roc 2 &b hro Tz,

4 3-12 1%, —@H7= D OBENEH & A AN —BEOFEBIE S T AR
Thb, A N "—GeBOREIIZER L THHIT 2 &, b0 RIE62E1EH S
b DA NGB EDIE S ITEN RN L THEIML T2, —BH7h o
BT 32s DG, A U AN—BE&EOVHEIN 1.lum & 72>, —EdH
720 OFBEATRFRIA —F RV 230 s DA, A4 =54 O EE ) 11.1 um
Llgoie, Thbb A Vv AN—EEEITEREEOMIZ K > T—EDRBEHE T
RS 5D 2 LR E T, BEITGEHICHT DA LN —BOIE S & TR O
BEFR DA & 7 53R 6D 72 BFHHE 13 v =0.051 um/s TH o 7=,
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Table 3-4 Ratio of the thickness of the invar alloy layers to the non-invar alloy layers

which electrodeposited at the multilayered Fe—Ni alloy specimens with 3 — 33 layers.

Thickness ratio of non-Invar alloy and Invar alloy layers, [%]

Number of layers non-Invar alloy Invar alloy
3 78 22
5 71 29
7 74 26
9 66 34
11 65 35
13 70 30
15 71 29
19 71 29
25 71 29
33 71 29
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Invar alloy

non-Invar alloy

Substrate
N=13

Invar alloy
non-Invar alloy

Substrate

Fig. 3-10 Optical micrographs of the cross section of multilayered nanocrystalline Fe—Ni

alloy specimens with 3 — 33 layers.
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T 10l
qa 3 12 ez N=3
o< 10
O
£ 2 st N=5
9 E -®
=2 6 N7
Q=2 e
85 4} e 13, s
o : _N= -
g Z 2t A N2 N= 33
i N3
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Number of layers

Fig. 3-11 Relationship between the average Invar alloy layer thickness and the number of

layers.
14
e 12} N=3
5 2
= 10
% -
—
co 8F N=5
i3 .
L N=T A
c S or N=o
0 1/"
0= N=11_g
o2w 4r N=13 et
— = — Ry
o © N=19 _z¢-«N=15
> 2 2 N=25,45%
< = S@fe—N=33
0 1 1 1 1 1 1 1 1 1 1 1
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Electrodeposition time per layer, ¢ [s]

Fig. 3-12 Relationship between the average thickness of Invar alloy layer and the

electrodeposition time par layer.
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34 #EE
%3 ETIE, B 2 ETHONIT / wlhdb Rk HIE &AL PR 7 eI 5

W, fec ZFTDMETHIEA o N—F®EE bec BT HHETDHA 23—

AREERZHIZENTHZ LT/ iEmEEE b oL EEE Fe-Ni 580

JERLE 7' a2 % EERRAVICIH A, LT O EEZRM R A7,

(1) FEA v R—E&E LA VU NN—BERBORERE X, NN 0.15 um/s B
FO¥) 0.10 um/s ThH o7z, FEA A —BORBEEE T, FErtEd L o7
AR T 2 EmICH -7,

(2) A =B L A N JFOEMNRFM & [ — &k & UTER L 7= 2855
AT, A=A =R SO ((RfE) 1273 &72o72,

Q) AETHLNIZ T BEREHKIC, A v R—BEE LA U N—BGRBOREE
A 19005 91l FTHIEI L= /M2 EaazE0 N T, £z,
FA =B N EEOREI AR 2725 BREERER T D5k
PR S AT AR A =B DRI N/NE L 72 DI 0 THIRMR S
N R HmR RO, AN —GRELEA VN —EEBOESIL 73
DEE, RHEIERE EHOONT L RENIZZEEEEHE LI,

(5) REIZEBWTHELN R RICHESE | BB AR S 2 —E (65 um) (HlH#H L.
fEES A 3 @ n 33 E CTEILS T/ fdh Fe-Ni &l f 2155 2
EMTE, Flo, A —B@B LEHI DR % 3JEREM D 11 pm
5 33 EREEM D Lum TS HD T ENTET,
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B4 FE ZRBILNENT /K& Fe-Ni & OBBAHEE ICRIZTEE

41 FEE
BATEIC K VN /e RE - Ba805RFFEICBEE L Tk, 2 ETIZ
% OWENH 5[20-23,25,89-91], EHT T/ FE e @M EHIES T 5812V C

2

R OTAL (F /2 fEdafk) 1X. Hall-Petch DBZRN LI SND L DI
T BB O SBE/ICH L THENTH D Z &R EHE ST X 72 [20-
23,25,91-92], # 41X, Ebrahimi &[92]i%, F¥IRIRD 26 nm OFENT T/ fiidh = >
r VX, 1.65GPa DI KBRS 2R3 2 L 2@ LTW\W5hH, ZORKSIERS
OIEIT, B OFEARALEZ & OZ R =y 7LD AfFITHE T 5, LavL, T
J FE SR OBREE 13 SRR SR AYED 10nm A F ORI LT 5 SR TS
ZENBITWD, 2T, B R RN DT R B0 BRI TR D
78 EOMOETHERE BT 5 2 LITEIFT 2 2 & AER ST 5 [30-32].
Palumbo ©[32]i%. BT/ f5dh Ni 38 X VBN / sk Ni-P &4 icxt L, # b
KiEE73 4 30nm £ T, il & 13 Hall-Petch @ BEERIZHE - THE SR DA I E - T
BEIN9~ 2 A%, RS AR 23K 30 nm LA I2 72 % & Hall-Petch o bl BIER A 5 13
T, I 8nm TE—Z (K HVT00) %/~ L, & SICHfE ikt 2 &l &I
Hall-Petch DBAfR & 3 O fE ki 4K 7 (Inverse Hall-Petch relation) 2 7xd~Z & %
WE LI, LIeRos T, /bl X2 mMEICIZS HRFMERH D & 5 2
% [93-96],

S BT, BATT /AR OARIEME IR, Z 0 S D IREL R FHIRIZ & o THRAI 7]
BT 5, Kobayashi & & Kashikura 5[38]1%. #IHI-YRIEE2Y 37 nm D FEMT Ni -
4.4mass%P &4 (Ni-NisP Hfh 5 4) OBIVREIZ KT HE/R £ L OB 4 i

N, Wb OB LAIE, T/ HE SRR A2 A 9D Ni-NisP & a13% L etk
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T, BERE LIC &K o TR 600nm (2229 5 & iEPE I3 RNE 12 g
SND, ZNHDORERIX, T/ R EFOARIENE DS T/ #E SRR D 25 0 TR
SICEKTLHZEERBLTWD LY ICEBbild, LenosT, T /M
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Fig. 4-1 The shape and the dimensions of the tensile specimens, and photo of the specimen
produced.
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Fig. 4-2 3D-CAD model of produced chuck and chucking process.
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Fig. 4-3 Photo of a thin film specimen attached to a specially made chuck.

4.2.4 5| 3RARR

4-4 R TH—RE—F —BEN TR D A A b v MG o ERE (SRR E
FiA— R~ 2777 AGS 10 KNG) 2, Hiffilc L7z B FRAEOEEER A H T v
> 7 Z B AT THIRRBR 21T o 7o, SIRARBRO SR, i, R TOd 74
WL 2.5%x10% s TIT o 72, BB DR T 5 72 OB IRRBR T 217 9 BRIC, 3R

-64.



A OIEAFBITIES 0.3mm OHLT /L I =7 LDtz =R AR TRE D £ T
F v ZHEBEBIEEE T2, ZERBRT o5 R mIE, X 4-5 1RT K912,
@AM EREIZRD L DICL o7z, BONLT =2 OHIMZHRT D70,
[ CRAH OB A & 2—5 AT OER L, IR Z1T -7,

Fig. 4-4 Photo of tensile test machine (SHIMADZU AGS -10 kNG type).
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Fig. 4-5 Schematic illustration of the arrangement of multilayered specimen to the stress

axis.
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Fig. 4-6 Relationship between the Vickers hardness and the indentation force in the

nanocrystalline Invar alloy and non-Invar alloy.
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Fig. 4-7 Relationship between the Vickers hardness and the average layer thickness in the
multilayered nanocrystalline Fe-Ni alloy specimens with the number of layers of 3-11

layers.
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Fig. 4-8 Stress — strain curves for the nanocrystalline Invar alloy specimen and

nanocrystalline non-Invar alloy specimen.
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Fig. 4-9 Stress—strain curves of the monolayered and multilayered Fe—Ni alloy specimens

with different numbers of layers.
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Fig. 4-10 (a) Relationship between the ultimate tensile strength (UTS) and the average
thickness of the Invar alloy layer. (b) Relationship between the UTS and the reciprocal of
the square root of the Invar alloy layer thickness in the multilayered nanocrystalline Fe—

Ni alloy specimens.
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Fig. 5-1 Relationship between the specimen thickness and the polishing time.
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Fig. 5-2 (a) Optical micrograph of the surface of multilayered specimen subjected to
micro-indentation tests and (b) the Vickers hardness-distance profile near interfaces

between invar and non-invar alloy layers.
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Fig. 5-3 Image of the (a) element mapping and (b), (c) line analysis for the specimen
composed of the non-Invar and Invar alloy layers obtained by the field emission gun
scanning electron microscope (FEG-SEM) / energy-dispersive X-ray spectroscopy (EDS)

measurement.

-88-



bl
a1
i

5-4(@)iE. FEA N —E&E, A N —HBREONAIZENT L7- 2 D Fe-Ni
BB QW OREBMST T E A R LT 5, 5-4(b)3 L ()i, X 5-
A@IZTR LTEALE ()~ (ivIC DWW T, 2271 40° ~50° F5 K 1N78° ~88° 0 20
DHIPAD XRD /37— Zm LT 5, ALE (@)~ (iv)?D XRD 7'r 7 7 A L%, R
B Rm NSO BNEE TR 5-1 OFFREEE A THET L2 LICk->THbLR
REORIEIZ LGS, K 5-4(0)D XRD /X% — > D5RE L, X 5-4(0)D 2
IR L TH D, MEG)D XRD /X% — 0%, HEOH A v —54LFL X
912, Fe-Ni (111) £721ENi (111) O —27 ZoR Lz, BMRREITEWIEAS o~
N5 OAMEG)IX, Fe-Ni (111) F£721E Ni (111) &30 7 Fe (110)
DO — 7 BNELTz, K 5-4(b)FB LRI L 91T, BHEAEISENA 3 —5
&g OALE ()23 1T D XRD /3 — 1%, Fe-Ni (111) F 721X Ni (111) , Fe (110)
BELOFe (211) ov¥—2 %L1z, LaL, firiE (i) THA L7 Fe (110)
E—7 3 & (iv) L H55< o7z, 2T LT A& (i) To Fe-Ni (111)
FEINI (111) v—271%, i@ (v) oZhbobe—27 X bEm<< o,

F5-11%. A L R—BLB. A LN BONEICEN LT 2 BD Fe-Ni &
e ORI 4 EFTORMOENIERZ L LD ETH D, (EG)B
L O TIE, Ni(111) B — 27 OFEL[AFEE A X111 = 1.456 33 LUV X111 = 1.442 L 7¢
0. T B LRI & b D Ni OIEHER ARG & X Th T hicm< o7,

(111) ICEEHALNER L FLA LTV D 2 &N bho iz, —75, hriE (i) s L Ov)
TiE. Fe(110) &' — 7 & BLm4EEkAY X110=1.152 35 L OF X110=1.098 & 72 V) FEHER) R
AWELD T v H NFNGAR L R THOT | o7, (10— 7 IZfdm LT
WD ZERDbool, FEOEMFEEITHEORERf L FEROMEMICH D Z &
ISR S 4L, ZIB LD EEIT/ NS WD RS Tz,

EDS IZ L 585548 & XRD HIEDFE RN & AT TIEA o N—EeH

-89-



bl
a1
i

INSA =B e KRS NI SR & RS Z(E L @A 2um O

RHEGRBITRSND 2 L AW BT,

(@) (b) i (c) |
— Fe -Ni (111)! Fe (110) Fe (211) 1
h=27 um Ni [1‘11)i i
Invar alloy ! 1
layer : (iv) R . |
1 L
Invar alloy
L - 3 .

s - _"".I ’.'
e ' _(.‘v)l:
non-Invar

= I . Al ». W
' . - :
(i) (=] = ooy ever
A o . h, =7 ..
(i) N (i i,
* = | L g i
. N |
“ ( ) non-Invar
alloy layer )
oupstrat M (I) . T
e n.‘. vl APy il

1

1

I

1

|
40 42 44 46 48 50 78 80 82 84 86 88
26 [deg)] 260(deg]

"un P b g ,'_.:“_..-.’ i #

|
I
Ay
o oty
i
1
I
[
1
|
I
1
T
1. prd b
5%, "
1
|
I
1
1
I
1
1
I
|
|
I
I
|
T
I
|

Mgy Sl A g

Intensity, /[a.u.]
I‘\):r a:-
[ E
B
r E}
Intensity, /[au.]

Fig.5-4 (a) Optical micrograph of the cross section of the Fe—Ni alloy specimen composed
of the non-Invar and Invar alloy layers. (b), (c) XRD patterns in the range of 26 from 40°

to 50° and 78° to 88°, respectively, for positions (i)—(iv) shown in the optical micrograph.

Table 5-1 Orientation indexes of the specimens electrodeposited at different current

density

Location Orientation indexes

Ni(111) Ni(200) Ni(311)
[ 1.456 0.183 0.167
i 1.442 0.185 0.254
Fe(110) Fe(200) Fe(211)
i 1.152 0.614 0.453
iv 1.098 0.519 0.776

5.3.3 ZJET / #Edh Fe-Ni &4 DM i
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Fig. 5-5 Schematic illustrations of (a) the arrangement of the multilayered structure and

the restraint of deformation in each layer, and (b) restraint of deformation under different

regimes.
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Fig. 5-6 Schematic illustration of the possible mechanism of strengthening and
improvement of elongation of the electrodeposited nanocrystalline Fe—Ni alloy by

multilayering.
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